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« 19H«V alkyl tiAving rrooif 1 to 4 ' » Aboms^ 

pyoviO<;a th«it Qoni 6f the «tcMft in A 

B ^pc^ V, is no R7or« than 5 Ani9' 

hMP found to b« par^ieulaxXy in «ot»^«itlart« ar.-i 

»efcllo4it tor c;0UntQJ:actin9 Mlilci4or«« Novel cOlU>0\lPfis e£e &l80 

<iiflcio9«a4 
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Th>ft iiwfintion jli^UU'/^?! Lhe int. oJ: trOAVinftnl: of • 

V\w ci/:V. i>ll perforoery bcyan, per)iav>b in the onCSeiil: 
cuvo r^wp.ningB oV i>jLt!h1.f:l-ovic man. FrOnli. U.ft inception j arid 
ujil'il c.i'»ftip;;i:«»(:ivtvly r.O-</*rti\i;ly ^ l;be perfxniicr wiiilii-efi nobux;u.l 
iv>. «: r I tme cbeiA3 co 1 v: v I* ft 'viw a.l and- vcyjc tu \>\.it. f>X -Icj in . l*h us , 
junliir.:il perfurae ch<3nu.u<if ?J BOf:h aB the oyisOnt-UJ. oils, for 
cxuiiMiiO, oil oZ roso ojkI O? I. of cloveB, and ammAl RRrrTetionb 
10 luiLili tif: miBk, have boun iuwi>>.pulaC:ed by tJio porTuoiftr to acIiiyVO 

ii vnti«l.y of fxarjrci(u^^?.«, tn more recout /carf.s, however, 
roJoarch perfume cliuml.'; K?^' b^ve developed fjyrithi>blo maderii^ls 
Uaviivq o^ArAr:>:ei:iBt.ic.^- piui.-.loii l.Arly " desired- in t-tiK! ^r\.. Vhei>u 
Bynthetic atoni.^i chfirifticflLli; Jiqvo ii<1fliH<l rj new clicnen«ion • to I'be 
ancient iirt ot thp. perfumer, jf^iniTo tliO <,'umpounds proparcH orci. 
D.suAl.ly o.t a &tob5.« ^:hemical naturo, acC iriftxpensive 
ui:>mpfl»red with tJic jiat.iir.a,! perfume chwiii cai?.! arifl lend tb««i- 
• iiclvnfi l^re eauily -to ttwnlpiilALion than tl\0 iunl-iir*! perfuuic 
ciieiiiicalc .*^^t\Cfi such natuxol perfume nhfiiaacalB nrc. Uf.ua1.ty a 
20 complex Jlu.^tlJ>:e of flnbstancc;^ v/h.WK defy ohemicDi Euialysis- 
I« contXci^t r.hereto, tht^ »'/rjl:hei;i.c prrena ditMidccilc posBesB • 
a kijov^i chcsa^i oal fitructuVu cukI muV l;lw.ftf.nj:e be. Jiuiiiti^uLatedl 
by tlw5 iJcrPi/iiV^i: enit specific i»:ioOR, ^Aich necdc vary 
over a very W i 0 b pe ci tr wm . Ac vos: 3 1 J y , the ve ie a ij f e I: 
nc»fid in th^ art oT fragrance cDmpD'sdtioji'j iof corapoutidG 
posftftS3Bin<j specirio oif'^^r.Kjnry charrinteristicb . 

Mexetoloro a Jiutjor o.i:fo>M: in ('.he art of pp-rfimiery 
luii^ bcun di.fe.c»:ftd bo providin*; nvMin/; r^f. i:.reAtiog odocs Khal: 
30 are offensive to tliO humon itenae of bckigII^ SUuh odov.q 



..7patimage.pdf?page=dis&patent_numberN) 1 1 02349&out Jang=EN_CA&view=%AO%AO%AO%AO^ 



11US349 



en(:omx;<iu:j u vurjliM'.v of' odocs such qb b;iL)iroaiK'-CHlor« ki bolis^tn- 
oclor, bo^y-otlu/;, c#i5<m" ftiflf^ko-^Kloi:, etc- lluxiy pz*u<<i/ot»': Ivjva 

i*: SI U.« cl " r oojn f r t> » hc/ii> ess" or* r.v.>ii* (iKiOtSo >: An t b ™ a r c .L 1 X tm f.io I . il-Vfj 
nf* such pirociuctB. 

Ill geni:ral thcs/o jHodiw^.f! have provided a iiui-Ok/rty 
fiC'Cor-i: Jt«y one of t>tfo jun<;hrtn » I'hri m^kanL tragro/ico In 
pmvidcd either to yiui>y fOr.:?} tUo i>J ronRJ-Vft odor by pi"ovi^<iay 
rnOrV! pilftflsincf aroma in laxxjo ^^ucic».'trt i 0-'^ by providing an 

1.0 ,'i\'<jw\h i.hAl". blends v/itJi tUo o>.'l>^^>r/^.v^i otlnr i.o px•ovi<St^ a OiA^-. 

tOi'Onh rftf>re desirable arotiia, Unl-'ort-UOr;i-.ely ^ in both 
.\n!i;'.<;i><>i-!ft . ;^ lavge aTaoant of frai^ranoo- morU: b« isUiXized which 
ill I -t.r.Ci IP nfLen pxc ve & to bo o f 1' na .1 vi j . T:* u I :he rrnore , th b . 
offonuivo odoi ij«iifl1..l'y eLill detect a2>lc at t-Kc Ic^ftlfl of: 
siuiuKao t C j.\v.H i: /J I'l I b Lha L are . r eaebnab ly to loral; 1 1.^ « Acr :< > j: ii ^ n v y r 
cQini.i&tfi'tioriC* cuvl Airj^.*)vnd!t for counLer acting such ot'tciu:: IVKi 
odor a 97hich vpould GubMitaatl ti My o1.ioin.ur;Le Ruch odorB v/itUout 
Ihti AlXive-*-noLed disadvantage it u±'t>. i>cu*t.lOiil dJ'ly deB^rabl«2. . 

Vnrr-.icularly jjoxivus odoi'S arC ociU^Ctrl by ncumpcjuiids 

20 t;l>W.!l> btiviri rj pronoimcect tcmlcncy to cltiicx dof\aV.i?j or accept, 
proltons. s^ucli. coitijjouiidG vili horoincircfnr referred tn cvj 
" I f jdfj ^?s " . I'ltey inc 1 m dt^ the oi tact-o ry : v r' i.oi c Is s b e c of 
lower tni.rVioxylic acids, thiol b, thiopheiioiB, pbojioir.r Inwar 
ajii.utcf^r j[>^K^f:);>binfiR and istiGxnsB^ 

l*he uonipu u I u.i A - eye loX^i «y 1 " i -ni^e thy 1- 2 -pentarj onu J\<i c; 
heretofore boan foitod to poftscfvi: thf! aVji.l.lh.y tn counteriict 
Ruch 3nalodori»» 

U'hd following coiiipoimds basr^^ boon t{o.'Jci:.U)orl 1.ti i:he 
J,l>:Arftl;m:« alubou^h their nihility to counternut !.iv.uh nia.lodorR 

3D was uiidiscovoriMS until the j.ii::it.ujit Luvwitio/i: 
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cyclohcsyl. eLhyl Intone - r.. NtOL 6r Or NfAihAl, l^cr, 

AJ.S 22^0 ().509> 
cycloUiTicy^ Icopiropyl koto no - i'. uurxMW?!, f , J, 

cycioliojcyi n--bulyi kfe^U.^iic: - K. i»- Bnrxov/o^ F, J* 

7.-mO-tliyliiyclohexyl motbyT. V-el-one - A, 3Iuyji\C.M^ tt» 
T>volsH:zkl' <f J. vliKKiims, Ann. chiiiu (P^.rls) 
2; SA.^ <1968> 

3 •■•methylcyr.i>uhftxyl meliKyl Jtuto/n.? - Al. ^Ioubc eron, 
Grtujtjcr * CI are iJull. OOr ohim. , 598 

J-n^ftLhy-lcyclohexyl JiKvt^xyi Vfti.mie - >7. Du.t'or<I & J(- 

rliW.ndx OBniitl. J. Chom/ ^07:; (:><*bl3j ' 
HKo ^>?:l;^Rel"i^; iiwention j>ruvl«'ii^« f'onipovthciB aiiiC uoRii>0- 

to uo^icito./.rtOl. mal.fKSojrs. yur-tEjoriiKui:!,- nnvftl methods dxc i>r.*0- 
vifled, i.tj. the u.ne. of surjJi compoujidfe ujuA ODinpositioj^B to 
conn ter ao t nialodo i * R r I »ii 1 1 fur ther , cv.x*t^*i Xw of che &e CDmpc»LUK.<M 
arc. i)ovel« 

The cojiipo uncle wliivh fjichibif. Lhis sui-iw;l..*:.1.U9f Ability 
to contifceract avilodotB arc rct>rCfJCl\i;ftd by the 1*d11owJ.i\vt 
»truci;wvft formulas 



50 • 
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whcxci.o 

A, R and C eucU j rdt^i.^frndonh.ly ruprOfitCjil: hyflrogiiii o.r 
.l.i.wfi i: ailkyl huvliu) f. r.om 3 Mo A cari>or' aLnrfts, 
provideci tliul. l:)ifi ciim oJE the- f;»rLvi> Al:oin& in ?l, 

The l:efrra "cDuni^ttvtrti." ae u&ed here i a wfcrjnB Che 
effect on tho lurtn^n Bense of SnH.!.U. ^ndJ/or the nuiiodor reeultinrj 
In allevlati.c^ l.he of f«nBA\'orii:!r:.i r>t Uie maloCior Ui« human 
III «e»sc i>l' fAiK.'ll. Xt is not .l.nt-eiWlQcl thai this turni b«?t 1.jmibocl 
to any pa£ti.r.tnl ai: mecJsaDL^Ri J>y v/hl.ch such a re suit jiuiy be 
obLainecl. 

TJifj <5ijjnpf*uncl» vi&cful An thifc iiwex^tioxii cir. <obove in 
(1) <;Ai\ preferably he prcparecl r.B i].luut.ru'^.H!(/ by' the followitvi 



:>ii 
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Tn Lhfj above cquabiOK!-*/ At have the 

A4i liliL^^''^^ i.n equation (1) o Oul>55l:1.Lul'.«c3 or nnsub- 
fjl.iuutfecl tjci J tp. rii*;yn.aUficlr prt"*fc.r.utj:i.\' i;ni]f:i: FrlftrHftl -Craft.-; 
r.:oiu>i.l.i.onB, with an auyJ. <:)i'l.or..-icle to foxiii the- cox n,viPonf3in<y 
phOhyl-aXkyl KctOiXC, 7\R shown in cquatiou (IX) <:hiB phenyl- 
AlVyl. ketono lb hyUi;o^f>'i>i^;l.e^ over a suitable ceit^Kyftl./ 
pre fe.T ably u rhodLuOK ftifttal-containiny cii*t.ciJ.^fSsh< form the^ 
c o rr B &^»oiiiiij ly f« 1 )r.y 1.a f1 c y c lohtf -xyi -tnot) luj \o /. . Ok i.<t a i. i oxi of tb 1 
4iJc:Oliol, for ink>t«ncc by nrnvm/«ai:g Jiusdif icatiun 
chromic acsid, foriMi tlic dCfS^Tfn:! fcel.O^ft as shown in ccjuKti tins 
(7T.I). 

All eiTfthfAlimAni: of the ins^tant InvcaV-^OTi as a compos- 
i Lion 16 El iciu>.loOlO < 2OU 11 1- ft r a c: i:c:ii t . ccmpos i t i od iiip c i ; > u >tj a 
f ).Ar\cjranGfc base tim'l an <5J;J'oi::l:? va. Ki/ilocicr nount.oractaht aviounf: 
oJ: a cojnppurxl »;eip'reecntccl -the i^Ui:ufjL<tr«ta fprmwlA 




Af B and C tmch in^f.'.pi'siwliMitly rL'.px;Of!Onl: hydrogen or 

locker slkyl having frucn 1 to 4 cnxbon cltoiu^-,^ 
( 

provliUft*^ l:hal. l:hA flum of UhA crarhon fttoja& in A, 
B anct C is nci uiuro tJioxi und 

■I 

rrs proven I- K ^Ikyl having from 1 10 4 carbon atOolff- 
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•rhi* infil..-jnl. nomcjoufKU! arft capable*, of: ef fovt.l.ve\y 
coLui ti J r ii<: {.infj Jiui I rtilfi r R when ut 1 1 in bimiA > quaiit-i \\i.fis and 

in injinY UHtere/tt uif:^} i vKUft. Kor jM.vb<Jin:fi, use bi xofan fto«hen- 
ev5 ox- r.v<>iK cJfoclorcmt.!; Lbc^ form oi- ^loroBols (.'Ji^L-ays, wfcu. )r 
1 icjUA ci C ( w i. ck ty [ic ) , 4? o *i i <1 R ( wtix JAR in £i aiiiA u^l'^ r , p X L i r; b , 

^•.l i:.) , pQV.'Acv;rt f5!a<rhfti:3, dry ff|>raya> oud i/u.l.*; (soXid <nil b ticks) 
are iwr;KU!Ulsi-ly ivrc'cocfAfl. Othtxr U lustraLivt* viOOft are in 
clotbc'j dOiiic/orantB aj:>tjn.«fl by wayliliic/ wiAchine appl Icatioxi/; 
/juoh as in dcto/.*<i<^Til.R , pD'/?clox?.^ liquids, wbitoufsra or f<U.ir1.« 

oior.<»L aerosoi irpr^y*;, or clctlie;:? si.oragc? iu-oci?:; nr dry 
c'ii'JAn j.ii<y to c)vtv;tMJ/ti« residual »o.l.v>.!''ii- no La a 0x1 cJ.O^ibee? in 
bd.i.b r>"iOTn acc^^;>*^ur;t.ftft Bucb ai* iutpu/* l.riv?ftls, bathrrAiim liissut's, 
a ani t.w.r;v n apkinB , t a>wo J. 1 -ft <-« > d i bi>o &a b J o (va fth o lot hes r Cl i spoB abl o 
diapers , aiu^ rl .taper puxl dt:;0^lorante; In clLT^iiRfei's such w:- 
di8iA£Bct-.ti.iil:j*. and toilet . bov/J oLftamerB; ixi c^onmf.uic product R 
f.uf:h "an antiiict6.(>i.rc«nl. «ind' under arn'k OAO^Jnrantii </00<jr*aI body 
dooiior^^ftl-a irj the ):.oj:w nV pcA^erB^ tioroSOlRr li<3ttld.i: or solid, 
or li^ir care pioducto rjich aa hair AiprAyr., ^ronditloJiOTRi rinB6S/ 

2<i hn.ljr rti">lrn-a and dvc", permanent wnvc^o, df^pl'laLOTieii^ i\{:f\.t' 

straiyhtJItnorB, hnir y^oOin app)..icahionii such A pcmado, ux'iL'.&mR/ 
iot.ionK:^ fiLc-, raL'»6 i.vKtoii hftir care £ir«>dui.!l.« nonL&inixiy liuch 
ijiijxcdI.cnLft SB £-Si\l0ri).u(n-9iJ I f icJe , cdlxI Imic', flAlicylates, <»tCr/ 
ox ahojiipout. / ft J* foo-L care t>roducH:5: aych as fout i^vwdi.'i <« 
llqnida or uoi09i^*».fi / aft;er shavcXi (U\ii body lotionB, or i»oaivj 
dmi aynthetic dOK^^rcjen Lb Buch an burf/, Jlqylds, foaoia ox 
powdfirf^^ in odor wntro.1 finch as: durixirj ]iuuuil:<ici.urli%cr pcoCRBBRb^ 
6uulk ^ft i.n C:be toxbilo i;in'l.9hi.nq industry and the 
prixitin<i lixdUftUry (inks and (mpor) ; J ir'ii: fluent control 

30 . Kiich ao ia prcicCiJRns involved in pulpixig, ctooV j^^vd 
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or produul. orSor wnl.rol '-355 in ttvxtllfi fiiiic;h/^f1 gotulc, 
rnhb^r f irii jjIkiuI goods , ccir; f r/=ishener£, ^U-.f:. ? in acnricultur <tl. 
nncl pet ccx/.o p^odvicti^ yuch as c)ocj and hOtN )ioukc erfil.upiitw, ^nfl 
afirm=is^-ic cmljiui^ «nd pt^t ciiro prYjclof: lie. siiuh Aft tJewiOfflntBr 
ft>iAmpoo or o>.i>Miin9 D^o/itiw or Animixl lit-.bor niaLer.l».l.*!j iii 
larcre tcolr.'. closed air iiy!:!+.i'!mft «uch a» auOikoviwnu^, ^irir] 
e.U>;^i"Ays ctxkcl tionftporl; syattnn-'J, 

•I'hc. uuif>ijni. of nny oiicb crompotincl tt> l>« iifciliisod 
10 hAs been lowni i-o be incle-pcuOeriLi in gencriiJl , of tbo i>«.; ki.f:nlar 
rti^sjlivlor invoayyi- TiXewisss.:, +.hft concentration f>f the jiwlorlor 
in tho Atv oontciinj.n<| i I. haa heou JiuumJ to not oviilj-sr:!. the 
eficctivf.*. amount oi' Uiu r:oTftpoiind vitil I An Aisiounh 

ftffectivt- to cnnTnLeract tU/. roxilodor aboulU be uaftd. The amount 
of any t:JUO"h rronfipomid howOVOr dfipencit: oii the mndi™ in which 
. Uhft coropouiice If:-^ ixHP.d, the trjjuptir.^.V.urft, humiditj'r volxnru3 
ajjO Air circuiatioj), general, uuoU r;om(?oundB arc e.rpectivc 

when pxv.f*ftnt in air (r^-ont^tnii^g the iiuilwtor) at levulo as; 
low cij OrOl. mc;, /cubic JiKiV.«r o£ a^ir- Of uuux;>':^.r depend J w<j 
20 Oil Uhe »T:riicture Ol* the p/ir.tic\>lar cujiipciUhil OBed; some cumptx nicls 
ctio myvtt active thtin ouhftva* Kay cancwufcrrtLion above thivs 
iiniiLuint cjeneraliy be of Vcsci.lva. Howcavar, JLrom a practical 

poiiih of view, more tX>tm ftbout l.ft to 2,0 nfij . /t?\x\yUi meter of 
air is probcO'il-V unnece&iHiiiy. 

Movci compounds useful In t.)10 pwr.enL Invention are 
^-rjl.bylcyclobexyl iiiObbYl* ketone and 4-ivuiiroj>y'lOY<?1oh*»ixyl 
jnO>:.hyJ. KofoTie. 

PArlii.nulcirly proSfrA^rrx] ii-oWjx^-gndB uaefiil in tlio 
anBfc^nt invi^jitioo a CO thoee wherein A, E djid C are. hydr.n<j<>n 
30 and/Oi R^' ii! oif.'tV^yX . I'arti.avl.Ai;ly prKtrorri^^r] nompounciis tire 

cycloheyyl Jtiutliyl kiM:onft and S'-methylcyclohexyl methyl ketone. 
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C> I*. he /. J A I M f ! I. Trt I : i.ve coi iipu u ikI k » sc T u < in k iv> pro ce 1 1 1 

A-i w p I n p y T c y c lohcy.y I. me t hy 1 Kc^ t<i i • « 
2 -mc ^.byi-A- tar I. . bu t y J.c '/•*: lohi.x y 1 mo l-.h V ^ l^e i; o ne 
2 -mo V ) ly I c: yr: lohe xy 3. im t K 1 1 y I. he t o no 
?.-lflf!^hyl-5-i^X'^f/^ i">l>yl ryc3.oliOKy'i m^iiihyl kc^tim^'i 
^-lUHti.hylcycLuhL^Ky 1 i.sfjprot>y>. kvjl.nbA 
<-*a*^ LhyiicyCs.U'iKeKyl Bec!-Wi*tyl )ceto«^.^ 
10 4-jH<^Lhylcycioho:<Vl. iBobuLyl ketone 

Z , •J.nvfethylcyo.l.olir'.jty L met (ly I Lone 
2 ^ 3 - ^ J lOft Why 1 eye loJii:! ? : yX me t J ly \ k I .o ne- 
2,2-cijniOl:ViyV.yclphcK/]. methyi KOt.f>ne 
3 , ?* • -cl iciv<i W I y Icycl o hc^xy I me Lhyl X o+.o* i f-i 
4 , 4 i .irte l:byl o J/ib e x.y 1 . j'lOl^ liy 1 ketone 
.^,3.,S*'t.ciraft|-.hylcyc:iuliriN'yl jnetdy^. kAtonc ' 

j.iiiCt.l»?Acyclo^u\Ky.) methyl ktvLone 
M.'hc roll owing eKomple-R arbj given Kf> UiuGtXcJir.e. tliu 
?.0 lnytiMiJ. inve-n+.lMi* .in tieta.Vl. 1 1: is tu l>i-! uncle r^tix^l l*.hat tJv« 

s[>(»cir*).C ^etiOJ-C qiven it) tUo Ct>i«mpl*?B ixni'. t>ofc to lofi corj«triA#^ci 
.^rt n Lmitii)<T '-l^P- sco.i>c 'i.Vr ^,he inventiou . I'^fte .sy\uhr>\ "rici^/up.. 
iii/.'.LCii:" vefojco l.o the*. vOlyhl. (^n T7iilii<jj\:imri) uV RiAr.P.rial 
fcux'.f;i>.i\l: In one r;iibic. mtitjuz ol" air. 

J<xac nplv I 

CyclobQxy.1 a^e.Lhyl ketin>.<c J.s forniecl sniAll iinir.nui(:5 ' 
U!f (» by-profiui';!: in thv. hyrlf 09enob li>n of anetoi;>{u.nu:>nft to 1- 
ey c lo I lo xy.l e Lhn no I , " Pii r i f J t^A t l-on o± i:.tiCi I • • eye L o hv-xy I. ft uhanrj^ I 
• by fractionat-M^A pxodutsns:: a cyclu^ifisiyl motltyl ketone ei^riched 
30 f£>rerurj wfiioh also coribciLna l-c.yo>nhexy>, fisiihanol, A i:ypicta 

£oiujL*ui\ r.»ontaLriijii:f 3(^,5 g. {0.:j molort) of l-cy<:lob*iKyl ethanol. 
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Anrl Ai . CI- [0.16n« Mc>l.«s> of cycHi^liftxyi methyl VfiLone w«y 
d/..Lulivl \/iCh iDO ml- Ol" ar^fiL-onfef cbJ.X'ltsW in an lo^- bath ani:! 
oxi.clx7.cd vlhh ml. of 8 K ufu-nmtf.' aexcl In 8 N snxlt'wrVc '^icid 

Tf:r>^Al.ion was cuo U-.i*:) out by cJwoirU.l ng the upi»c^r: 

orcein \;jyftv And ccnccritxati ac^ on a rol at l>jc y rtv Aj^orttoi- , The 

h&^avy r.'h/.Oiul.iifti Ejolfate Bolutlors wab dilntocl v/,H;.l\ '^Ater and 

extriwtud «1 Kh fttiher- 'i'o tii.l.c. rivfl.iTAcI: tho conue*ik.vAte Iran 

th«^ C'vaiM.irAhrji- was added, l*tv.t /.Ys«iill.ing ether icu.l.ttkinii wai^ 

10 washed t^KUf^viU I y v/5i:b water, coiH>r.!ii*:rfcl:ed aodiutn MoaT'l>ni%ate 

ftoliDLioji iind k>^tt^^? ft^it^ «vapoxiitecl on tiiO jt;ol.*l:ovy ev«i»oi;iihoi:. 

\x> <|Sve 53. ^ rj, oi* oyc U>h<tu'yl methyl JtobonO — hrtiring ei ctjCJtiicvl., 

fruity fraf?riuvxi t^^-3i'>^'. Pure by Ci.C) . Ck^^ 1.4500. The 

HttK-?;yrtrtr\Jin had two biO^fX mi;l tipleto at 1, 'J3 i^nfl ).-73 Pi«n, 

(cyolvJiCiJtyJ. 1 
0 

-C"Ctl^ group 



20 



{cyolvJiCiJtyJ. pvol-ons) and -Jt oinyld- ai. 2.00 ppm. ind i d I:j Jfi-j the? 
0 



'JO U solution of - 21.4 (O.iS tpoIrb) cjf 1- cycil'^liHsKvT'- 
l-propAllO.l. In JfjO ml. ol cither added, vith fitirring v\u<J 
coolicxj In As I )r!ri ha.(:h, 7 5 ml. of 2U chrwi^lc'. c^r.l/l (BT^nt^ GAUG- 
Uetigont) Vtt iJUCh a i:atft ?,8 to niajtiituiu tJiu UniiupRral.iire fit 
15-ao'^C. Al.'tor l:be adtliliion was complete tlw ioc' was re- 

moved and Starr iii<j C'Oiii.lnue.d for 3D mln. iK- and GLC-unaiyo-i.?! 
confirmed that all «Uu;t.Vut| iftftj-ftrtai bad been consumed. 

* i^B o I at lorj p£ r>codu r;o /: R tml 1 to tbo se ^es cr ibed i n 

BxJiin'^h-: -1 cjavft 19. '1 9. of crud<5 uyo'LolV^ifVl. Rthyl. Vfthonfs, = 
I*. 4 SOU, It COJltei^/icd a snialX amount of low boiling iiiix>ur.itiO& 
:«hich wore xcjiiov<!d h'/ f>lsi:n.l;4L3.f>i\ through a abort vigxeux 
column- Aftej: a forfi^xuji oU 0.9 i/, (b.C>, 6n- G2°C ./'imu Ucj, 
ik?^ «i 1.45001 thw prodi^rfK, crycloheviyX eiibyl Jtetone, was 
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qrade I-i.^yclohfexyi-^^-mfi thyI-l-pros>anol urm listing of lJ-15 
o£ cyclahcy./l iflopxwyl ketone .wl 17. 8^ (0.1142 jiioLfes) o£ 
i-<;yclohejcyL-i!-rneChyJ.-:l.-pi:oi5am)l v«i« dissolved IZO imL- of 
CKh«r and tin a Led at J.S-20"c:- witU SB ml. trhvomic ai;id 
10 fjohihion IBROWhJ GAkC-ROACjent ) . Tl>ft oxidatiuo was Doaii>l.fcl;e 

isolatlon proooj^l>rfts eimM.*r thoivj deBcribiHl ivi 
£xiimp.lfi 1 gave 3in.7 • ol; crude cyciWi^sxyl iwr.>pnr»pyl KulonR 

boi.ling iiiii)ui:il;iec w/X's re.Tnov<»d by ilistiiiwt-ii^n t.hrovitjh m 
rjhovl. vigrcuv-colunvn.. Ai-l-er a foroiui^ □f2./!cf. (b.p. 

fraqewit tq j: < ^.f: , epi cy , i" J f . l.y ) liqilj.<^r ^p"^ - 1-4^90. Yi&M- 
20 :>-i,Y cj* havinrj a purity oJ: Sl<>,fiV. by CIX:. 

;n torerun ohl:ai«ed in ^;he f ractl.ona tioii LechnicCiJ. 
t^raclR l-cyc1.0l-iexyl"i-bu»:anol couf.ji.-s tlncj uJ: li'j*0 (n<09C 
moJ.o.R) l'cycloh*-"^x.yl-l-butanol. rv\cl cj- (0.101. jhqI^O) 

cyoloViexyl n-propyl ketone was disiFoIx'Cd An ISO nil. of e.i:hAr 
and oxrat.aed wJ th -SO ml. (0,1 mol) of 2*N cl>roniIu Acid (BROVJN 
CARO-t^eagentl ot ia-l'>^C. The reaction was ±aaU, hi<jJlly 
exotJiujiiiic said pirActxcaliy guar\i;S.tB.i:.tve. 

Isolation procfifl^itca bimilitx bo I'hofl© lieBci* t>e«^ in 
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coiitax^iiiy t^i*.. cxuaij Jco.torsfi with »:.fxll\»H bicarbooat© yuJulion 
t.f» ):feftiavr a jAr>r anu^r crJ.or) Qiivrj 20.7 <j , ^.Tude cyclohe>cyX 

tbriiiK/h a thort Vly.r;i:;t/x-i:o]Airon yuyo (Toreruii t>J; 1^0 <b.i'>, 

kf.'Lane vtvs cuXl^-'^rl.fe^i aa ci color .1.0 «k fr?.grnnt (<iroCii/ i':hfcffticai, 
fti.UTrftsl) liiju'id a I. Vi.|;>. .^S-^i^'./n. ft toth. h^^- v;3iLch V'Af: Almost 
PUJLO. by «u: .nnalyisuJ, uf^^ ' .D.-1515. <?- CBS, 3*), 

lU A HoUjtion of* 13.7 0, (0.O8 moles) l-vya^ohey:yl-l- 

t^entanol i/i nil. of ethox oyi.d5%Bd v/ith 'lO iflU 5;m chroiKiJu 
acifl Rolution (BKOITO CJ^R«-Keagimt> ftt 1S-70^C- 

l&olaM.Oii pr^'>c«diiree-s:iiiii:iiu' t-.n Ubose dcscrlhOiJ in 
F>:driiple 1 qjave i:i-/.l' {f- oP crnfle cycloJie.s;y) i>-bntyl Xut-Ofif:!, 
DuviiJij fiitoi.voiiatlon throaijii «i Uol.l:KTnanTi-colunii\ A cenLer cut 
(b-p. lD5*^(:./9 JlMu- nc|.> vrafl c.i>llcot<^Cli. wMcb v/aa l-uyol.obftxyl 
n-^bntyl keloixe wag obt-.aincil a .ccfU.orlftBH fragraui: (balBamic 
vAV>c3y) liquid p Jl^^ = yield--8."<J i^. 

;\ BDlutloij or l"j,^ CI. (D.O^>2 8 nioluu) cis/Lraiifc^-l- 
(:i.-inriLhylcycLohexyll-l-ut.li^;iXi:il 1.u fin ml. of esthet/; fr'A.*: cbillvd 
•iij ujj ico hai:h and 50 ml. ?.K uJirOittlc ftC^-fl Rftlution (I>BOW« (SakG- 
Reagent. ) wa C. <i<li3 fi<i ' dr opwi se , wi t h i r c 5 ny , » I- bxi ch «i /.' <? I :a a » 
1:o maiwtciin tJiO t e rape r5^.(:or ft at: about I0°a. A.Vte.r tbe add.rA.l.on 
v/an comjilt^te, tlic bauh vsb iiemoved and tho f.cbli:rin«j way 
ooullTiuftd at amblttsjt t-cmprtraunre for one hoiix. 

'iiBolation t^rovuOur<ftn pJ.ro liar l:i> lihoae defc5Ci-t.bfi<3 in 
BxiXiiiplC < c|ave 0.95 9. oX' crndft l-mfcthylcynlobAxyl methyl ketone 
30 as a colurloo'is .li.quid (7G.4^) wKI ul> vm« pudficd by ciiv^t.M Inhion 



http://patentsl.ic.gc.ca/fcgi-bin/any2html 



l:ln^oiigh a abort Viriruo.s'-r^olumii. ^--iiM.aKylcyclohexy.L innLhyl 
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Si' 



I27i7g| 



ketones v»ftft collPOtcd uf; a center <:iit (b,p, 72'c./B mtn. H<5,, 



ci^'"' r I.'ISSZK it WW?-' a color .Utse froyv&nL {mjAty, -fresh, 
n 



A tiOlin:ion ol: g. (ft. 0928 jiiO^iiJ-O ci R/t^r^nH -1- 

(3-m»:.LhylcYnlohiix:yl>-:i.-i-.i.>ianol in :>0 ml. ot^^r was oxUli^setl 
v/.ith ."^a ml. nhromic! fton.d Bolutlon (BrtOWl r;AR[;-HQavy«Al:> ami 
.{.^ojal.fid ciis dr-;crribua T^x<Hmple 101.6 ^'^thylcyclo" 

bex:^ I diethyl Koln^ne wnb ol^l.ained (77.*;^) hav.ViK? a |ii>i:ity 
10 by GLC. .i:t vmc vi^^-^fi"^^ <lxstlllal.1fm throityh a filiojt 
vifjtOMi^-coluttin cjive a Liiibfttmiticilly T>i>re clct/KVAUK-3- 
TOethy:icycLoh(?KyJ mftttiyl Kuh^vift ci coXorles^s 0:ft<?T.ajit 
(er.Herc.*ii, cheroical hRCBb) l^rpirl (b.p, .^$*^r.-/10D.i»w- «q.r 

T?.x^Tnp le 0 

A jinliitiou or. K.'l g- (.0,1014 nvjlr:s\) cis/trfcur.^l- 
(4"lnol:^ylt;yclol^ft>:yi).-l-ctha^lO'i i" 50 ml- of ctbo-i: vmu 
oxlil'i«e<\ with H2 ml. chifO^io- aclci :;rtUAtioiV e^md isoIab-V-Ll 

20 Kr/.t.onr: w^e Qbt^1.l^e.fl in a yi.cl.i of 12.0 (B4,f>1S) with a 

purity by 'i'akrtovfiv c\iati2iai:ion gnvo <)*1 g. {6<i'.15') of 

4-ciirjt.l\Y.V"Cyc.lotK^;<Yl methyl Kr;tOiift <1>.I'. h^^^./^.S nuh. Jtcj, . 
n^^ r> l,^S00l as a oolorless iracU'8.Til: (fro6'hy cjreen, [^owevfol) 



Kfcample; 9 

A flc^lntion of 10. 9 (O.iOl.^ Tnoles) uic/e.rans-1- 
(.-4-ol.hy'Lcyclohoxyl>-i-o^li/inol in 50 ml. et-hor t?aB oxl<^37.ed 
with 50 m:l, 2W chj'Omic acid s<o\ul-.ion (DROWN GARO-J^f^agunl.] and 
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= Xti'n) ';f*s^^ pur.lHj'Jil i^y fUBtilittt.l.on over <SA%^ 9- acid. 
rJMl>Rtontl»!ly I>iiL-r u1/J/Krv;riR..'j ■etUy.liJyclDhexyl rpp.thyL ketone 

(b.t>. gj.^'c./^-S '«>^' •« i,454U. it wruH a color 

fragraxAt. (d'l^.mical, ^Hmi/Ooi.) Liquid r 

A fjo^Aitioii o£* 15rl q. (0.0UW7 iMfjl.e«) c J y/hr:««i5 ■l•• 
(A-i RfvprcipyicycAohftxyn ) -l-etJiftim1 in 50 Jiii, of ethor was 
oxic?i5{r-^} with 5i) mi, of: a 2N ohrOM.Vf! acid DoiuUion {BllOWM OJv^c? 
iO Roit<j.H.L) and iiiaXc^i f^^^l <Scacrib<tf3 in Fxanipic t5 (.o giv« i^-,V^i 

crudrj. tn?/i;rans-4--^:;op;x^pyicycluhcxyl. weLhyl kol:^ni%. Vitfld- 

Th.lB pr<?duvt VcifJ purified by dl r.l.illatio« throwgh a 
short Viqreux-cOJxlcin* Vhc rtvjuvilsrtftfl il-i&c?i>ropy Iryclohoxyl 
methyl ko+M>i>R, a c.6'itulr»!ft fxagxDrjt (qrcP.T^ r pumjtiflt/ caniphox) 
llquifl, hnd fi b,p. 5D-60"<:./0\ft Mg.w r. l-.'1573. 

The fuliovJo>q ma }. odor cu«Cm::i> Urate i^a:5 pi: spared: 
Bttt.lVt'oi>iV r^gT odor CO[> C!r.i>Vl -trat e 

• Conii>0/>c»i. ' ya rt^ by.W -v 

akatolo. U,^l . 

|}- Lhlonaphthoi ^ ' 

95V, aiaucouix f5oliir.ion ui tliioc/ly colic acid 21. iO 
ji-cai>jLO.i.o d^id 

p-creeyl ibr^VtiJ-Walie 2-18 

N"ii\ethyl TOOiphollnft • ^"^^ 

dlp.tropYlP.ne glycol 62, f! 2 

, Afivasol ottftfy v«re pi-'^pared wit.li th« above laii'ioiJ^r 
with the Jo ^ loving conceotrAlitx>ns; 

• URthlOQJH Mf'J.OdO>: ^^gir. ^f>^ROl 

^„ lSGi5lP^>»!?nt ^ FBir tB by >Tt.. 

Xiathrooro KnJ.oOor <:oijcfjjit/.'al:<% 0,1 
flipxoi>ylono <rlycDl 
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n, I: r i chlorr^iKvu.)!' I uoiromEt Jiiim.: ^7 • 

h . i\Xtj)> I or Ddif luorojooth Ai^e 47,5 
A "Sp.1tv« for Colofjnc" fiM grantee v«f: Hfilectpd JrOi: use 
in tv.f.!li.ny tliL* jinOof^or f.'oonteract.«\H. ability Ot' e>:ftKiplary cOJtt- 
j>ou«tV;, The "£i>i<;c Tor cologne" fjiiiyr^nre contcrioftri l-he 
foil uwing ii ivj-rcd 1 ftin l: a i 

tavamilrt JVl'jrialijs 01.1 
10 hmyl i:iiimuui« Maehydcf 
Amy I. fialicylal'-ft 

Tanalool 30 • 

CV.aii/;w>fj<Jt oil ^'^ 
Cuxuji.lol ' -^^^ 

Nftlihyl AntJiJtftivi\aL6 (IDS by wt. r^raution iu 20 . 

MijftX xylol ^ . • 

' ■ r ft 

20 CouinAviij • 

7>lujiiyl 7?i:hyl Af,M.^+.«.t./^ 30 

•Tftrpli^yl A.ot?tat.c; -^-^^^ 

CliinamAn T^esf Oil ^'^ 

l*»tit<jr<iJn OiA i*A 60 

; ylaii9 yinnw Oil ^'^^^ 

Vhenyl Act-toldcbydf:! dimethyl ^acetiil IS . 

1000 

AProtiul OA no w«re prepaiced witb the libwi;! Cr;^<^rriTice 
Cf.itnpor.i(:irtn f;ontaining Ui© cOiiipo\mi3ft iwlirafced in Vabla 1 au 

."^O tollOVPfi! 
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"SpiijA for CniLM/jii:!" fravjrajivc ^'^^ 

11 . dichJ.OA'CK f "I I no voine t hu uu ^ £2 j « 

100.00 

7K test oXmuibfiV having iii.yi.iHR lUmenBioAx: oP. 3-35 x 
X 2,44 [mi:firB) wit3i ti ^'Ji•^La^ volume o/: cubi^i <\^euerD, 

having an cwliOSsR ^oor and »n nKlxaual: foAi v^itO p):f>vi6tHl. The 
JLO crap3<:ity ot tlxo taxhauBt fau 11 r.w. mctojco/Diin- In Oc^^^r to 

infture sat lo^^ji; Lory evacuat l.on , -'.he G^chauut. Jr^n v<*s opcaat^ii 
fni- five betv^een V.Of;i:A snd an oifaot.or%' check viuT raade 

t.o iloLermint- J.l^ viay reBicloal odiu: coiild S>e clct-.i:Kihftd prior to 

After tiiC K<^«i. chamber Uur.l hofm suitably ovaCH'afced, 
the batJxxx>ow wialockor waa sprayed fxOJii t-UO ft^irosol cdji I'or arhout 
fl.vrt flficonds. Artrti: B delay oi t:jf»:ini 10-15 stH.*orv.if./ the fra- 
qrranriA comiJO*;iMo» aeroBoi w(i!.< «pra.y«d for aboxxl. five «cuciJ\d?. 
(Mve secondy bisJ ucy an averarjo t.»?0« ftUf:h ai^ ac.ru^^vl v/ouid 
20 uSi.iA>1y be. Qsed fjy houBcv/ife) - OXXO mi.nutci thCiOfifUer a 2 
• alK.yl^^^or• '^H}\eX {co^l!i).fJt.lll^ oi- 1 E>er«oii !':Vil^ed in t^rfiaoory end 
odor cV«l.U6l:iow and 1 pumoti >lJ^vln<j no av^ol^ r,l:ills but hc\nq 
faniilici/: v/1.Uh f ragra/iccu iji f^eTiftval) entGX(3>cl i asl chixniboj;, 

perforjiitxl iXJX ol.factory Gvalurtt^.l:i^^ f nv <iar.ection' of th^ Toalodor 
and recordod blXHj.r ohaervi^t iotiii . AlJ. tofti-s v/ere yerioriOHnl wil.h 
C'tfiH-.hnv member ol' the pA^i>e.). being aware oi tJic f.0.c/M:thy of 'tJie 
maL?i\t.i3!l beincj tCfiilM^d. 

Bar.e« on the llov ra(:e through the volv^^ uti.J.*.!^.<-.d irt 
uh^t aero&oi can thn approxinicito ftwount of aeroBol, cDntaiuing 
30 tho bfllihroom mniodor cono^so Urate, 1.ni:roflnc«A Into l:bft L«st 
Obamber ii5 7.f>l ^m./cn^ meter - 



http://patents 1 .ic.gc.ca/fcgi-biii/any2html 



)0 



2 <• 0 my - . me t t . 

the rxil.hr.oom iuu:i.ri^ior . ThL> vivjalhss f\ro /shown in 'Jcible 1. 









1 




Very J!rft8h, puni^^iOl:/ pcwiMrfvl. 


2 


l; 


very i'l'^^J^lT ^ pnmjLTrt^, i rr A t-nt. > 




u 






V 


PXmrjent, r.lightly 1 rrlUsting 


ft 


V 






V 


C 1 OfrTX , f 7 e sf] ) r 1 iqh h. 


7 




VGs^y nice, very" 31 1<rlU; rsBiclxmX 


8 


u 


Very u.Utan, very ii.cjhr. TRBiduAJ 


0 




Pnngeivtr no maiocJorr JiC&vy xesiOuftl 


J.0 




Viingent^ alxftrp, v)ic© 



Khn following r,ca les 

0* . «nul:»taiulintj." - h'reBh air erf.Rct. L>rojiovkne.<^ ssnd ijxw- 
<lvcing oxtriil^ftl.y liqht- or tid vebiCiual oflor at nil. 

U "nKcelLcjit" - Fresh oAr ur.fficL and ll.yM. aiid iilLAar,AtH: 
rC4C.l<Snal b£iuKi).fOUi>d odor. 

V "Vory good" - Mo Vve.sh air uKiod. Vmt tot^i HbAteinewt 
ot *ftftUidorB, vc4r'»Abl<5, J>\at Dot i^^cih resutKml l>Af.'kgrouij<a 
odor . . 

V; "<;'ootV - only triictMi or- maloiSorr o.ri.AT» of cJidiiyO'l 
30 finality, .rK;inAin. iie.-sddLw). l/ackgrounG Oiinr.- acceptabHo 

La pl&jiuwrn:/ not too jstro^cf, 

X "Fftiv" - Cir±<j:lvia.T. malodor cV.tucXy <U Bcexn-abld of 
lt>w inlifintfity. Residual bockfjrouji<9 c>flor accoptftblft 
at l>l^^:^:* i 

Y "Pool" - Original jilrt!loi'ior somKwhat lOtUxaCtd in intensit-y, 
but doniJjoatij!?'. Over, yi 11 .re si filial bacJc^ruwxvd Oi^QV 
utiplensnjit to onacccptablo, 

Yi "»o ^cf:ivity". 
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While tlic tiwentiwix U^Si becji <JftBcribi.«l herciu with 
r;D ccrU^n spt^dfi^! «irn3t>od.LmftnLB, j I. in not ao liitiJ i:Afl. 
It iB U> uncU\T.';l.i>ocl that tf^iriationw and moiilficcitlons tboco- 

from tJwi spirit ^Ji^fl Bcopt*. rtH Uhe iim^i^tian. 
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The p.mboctijiK'ijU.sj of. i:he iuvciitioii .tn v/bi ch r;n BXclusivO 

Jroyronccs anfl an c±f octave. imdinti>r conn L«r act ant ainoimi- 

of a cuHiiptnirKi ;.of>t.*o«finl:efl by th« b*ti*ucKurft.l for/nula 

7s 

Ji — 
<: 

wherein 

A, B iii^d PiAi fh i n<SepencJentay .an>i'C:rrO»U hydrogen or 
lovoj ^ilTcyV hrtving from 1 t^l 4 f>«rVx>n aLoma^ 
provided t^iot t.h^^ f:ijft> i>f 'th© carbon ain'irfls in A, 
]3 find C XLi jiO niorft Lhftn 5, end 

repre mentis tiikyi Ivjvintf J.i:can 1 to 'i crnrboY) af:onia/ 
wH;b the provJ^o t.t)ut xb not roethyl v/Jiert exthex 
Bt, B or 0 XB 4-ethyl o/jd 4-i.r-oi>rot>yl • 

2. Tlie cc«inpf>sx1:inu of Claini 1 in which, tlun MriLodor 
COi)nK<%rdcl:ant compound A^3 preflAnl: in nmovnt of at. lc*4!?<'. 0,03 
pcvaent by \<feicTbt Oi* 5ft irf coinpos it-ion. 

3. Til© cojiipOCJi.l".i.on of .ClAim :i whicJj is a roooi tireabeijiix . 
Itoe com£)o.'Jit.loji oi C.l^lto 3 which is in t^XC Com of 

Th^ iTompOBition of CIkIjIi 1 V7h«^r«ii-) A, B al)(3 c: ftre, 
each hydrog (in. 

6. Thft compoaition of Claim i «hc..v<:tS.n K"^ in methyl. 

7« 'The cdniiosithui) C.l<(i.Yn fi wheireii*^ the couipouOi) 
is cyclobex^l luothyl ketone. 
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IJ. The uoiMpoflitioji of Clriijn 6 v/berftan 1'.h© cojiiiw\ind 
is :3 *ineLbyXcyrloh»xyl niP.l.hYl. k<'.l:rt/te. 

A int»tJio<l or. i.rRaLiTi^ ma \ odors to ciJ.lfi*«^lal-e th&ir 
nCHfjiijjlve odors wliiuK owhVV.J f;e?* i.vfeRtj.ng th« uir corvtftlTiinci 
iJie iTwslodDV \yith ow OJ rciirtJ.V<'. (^wciiinl: of a malDUor cfonn teracitant 
oompounci repxcwjitcd by l:bft B^risctiaral foxjnulo 



D And C oocll \iidOl?cnflftTiin.y repreaaiit JiyclxoyCJl t>r 
lower alkyl haviijr? trajii 1 l-O 4 carbon zitojiiS, 
j>r<^videcl that tho yum ^:>ift ^-Airbon atams in A, 
TV a^rl C ia no TitDX& than Sr ^<)>^ 

vnpvfiRents alkyl having t'rwii .< l-O 4 carbon atosne. 

10. The iT^cthoc^ of f'Vc^ini ^ vbtsr&ln the amount 
&ff active to couirtctY:8oi; malodor is at ic»iib't. (} ,0\ 
itiutiir t?i' air conDainiTicj thp. malodor. 

11. Tht»k inCt-.l\c>i^ CiT t:'l;3iw 9 i^berein A, h ajJG C <iro 
esich bydrogc^Ti. 

IZ. Tho jr«t.bod o,f: dAfon 9 wheveiii U"^ in methyl. 

.U, 'Ji'hR method ot Claim 11 wJjoxOiii t.l\0 OOftipt^wnd is 
cycloiiOicyi toothy. I ketone* 

14. Mihfi method of Ciaira 12 wherejn the coinpoiana Ics 
3-iiiCtIiyloycloboxyl ft^ftUbyl keuojifi. 
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